2:1, and 0:1, vol/vol, each 1000 mL). The subfractions were combined according to TLC analysis, and 10 subfractions were obtained.
The subfraction A (2.68 g) was subjected to chromatography over silica gel (200~300 mesh, 150 g, 4.5  20 cm) eluted by chloroform and methanol (35:1, vol/vol) . The eluent of 3250~3750 mL was combined and concentrated to offer a syrup which was redissolved in a 5:1 mixture of petroleum ether and acetone. A crystal collected from the above solution was compound 3 (34 mg). The subfraction B (20 g) was chromatographed on silica gel (160-200 mesh, 500 g, 8  22 cm) and eluted with a 50:1 mixture of petroleum ether and ethyl acetate. Totally, there were 4 subfractions, B1 (0~2500 mL), B2 (2500~4000 mL), B3 (4000~7500 mL), and B4 (7500~12500 mL), obtained from fraction B. The subfraction B2 (300 mg) was separated on 30 g of 200~300 mesh silica gel (1.8  28 cm), eluting with a 3:1 mixture of petroleum ether and chloroform.
Condensation of 200~580 mL of eluent led to a crystal compound 1 (70 mg). Subsequently, compound 2 (54 mg) was obtained from 600~800 mL of the eluent. The subfraction B3 (3 g) was ORTEP drawing of 1. Table 1S Crystal data and structure refinement for compound 1 (y2020).
Identification code y2020
Empirical formula C15 H14 N0 O4 Table 2S Atomic coordinates (x 10^4) and equivalent isotropic displacement parameters (A^2 x 10^3) for y2020. U(eq) is defined as one third of the trace of the orthogonalized Uij tensor. (1) 3792 (1) 2181 (1) 5980 (1) 45 (1) O (2) 5958 (1) 1818 (1) 5865 (1) 58 (1) O (3) 2922 (1) 4587 (1) 6420 (1) 62 (1) O (4) 7607 (1) 3865 (2) 6047 (1) 67 (1) C (1) 5249 (1) 4090 (1) 6212 (1) 39 (1) C (2) 4207 (1) 5001 (1) 6385 (1) 44 (1) C (3) 4454 (2) 6389 (2) 6542 (1) 52 (1) C (4) 5734 (2) 6892 (2) 6525 (1) 58 (1) C (5) 6779 (2) 6045 (2) 6370 (1) 56 (1) C (6) 6550 (1) 4654 (2) 6210 (1) 46 (1) C (7) 5065 (1) 2615 (1) 6007 (1) 41 (1) C(1') 1212 (1) 1235 (1) 4862 (1) 44 (1) C(2') 1206 (1) 775 (2) 3866 (1) 50 (1) C(3') 432 (2) 1407 (2) 3060 (1) 58 (1) C(4') -339 (2) 2535 (2) 3228 (1) 62 (1) C(5') -337 (2) 3021 (2) 4208 (1) 62 (1) C(6') 424 (1) 2364 (2) 5016 (1) 53 (1) C(7') 2038 (1) 516 (2) 5745 (1) 57 (1) C (8') 3532 (1) 724 (1) 5789 (1) 54 (1) ________________________________________________________________ C(1')-C(2') 1.3835 (19) C(1')-C(7') 1.5044 (19) C(2')-C(3') 1.371 (2) C(2')-H(2') 0.9300 (2) C(3')-H(3') 0.9300 (2) C(4')-H(4') 0.9300 C(5')-C(6') 1.379 (2) C(5')-H(5') 0.9300 C(6')-H(6') 0.9300
0.9700
117.47 (13) C(2)-C(1)-C (7) 124.36 (12) C(6)-C(1)-C (7) 118.14 (12) O(3)-C(2)-C(3) 115.85 (13) O(3)-C(2)-C (1) 123.23 (13) C(3)-C(2)-C(1) 120.91 (13) C (4) C(6')-C(1')-C(2') 117.82 (13) C(6')-C(1')-C(7') 121.36 (13) C(2')-C(1')-C(7') 120.82 (14) C(3')-C(2')-C(1') 121.11 (14) C(3')-C(2')-H(2') 119.4
C(2')-C(3')-C(4') 120.25 (15) C ( (14) C(5')-C(6')-H(6') 119.3 C(1')-C(6')-H(6') 119.3 C(1')-C(7')-C(8') 114.10 (12) C(1')-C(7')-H(7'A) 108.7
C(8')-C(7')-H(7'A) 108.7 C(1')-C(7')-H (7'B) 108.7 C(8')-C(7')-H(7'B) 108.7 H(7'A)-C(7')-H(7'B) 107.6 O(1)-C(8')-C(7') 106.93 (12) O (1) (1) 38 (1) 56 (1) -1(1) 0 (1) -5 (1) O (2) 43 (1) 53 (1) 76 (1) -7 (1) 3 (1) 7 (1) O (3) 40 (1) 50 (1) 97 (1) -6(1) 15(1) -1 (1) O (4) 36 (1) 80 (1) 84 (1) -4(1) 9(1) -4 (1) C (1) 38 (1) 44 (1) 34 (1) 2 (1) 1 (1) -6 (1) C (2) 44 (1) 47 (1) 42 (1) 1 (1) 3 (1) -5 (1) C (3) 60 (1) 45 (1) 51 (1) -5(1) 7(1) -2 (1) C (4) 77 (1) 48 (1) 48 (1) -3 (1) 4 (1) -19 (1) C (5) 51 (1) 65 (1) 50 (1) 0 (1) 2 (1) -24 (1) C (6) 39 (1) 61 (1) 39 (1) 1 (1) 1 (1) -7(1) C (7) 36 (1) 48 (1) 37 (1) 2 (1) -3(1) -2 (1) C(1') 38 (1) 42 (1) 50 (1) 1 (1) 3 (1) -15 (1) C(2') 49 (1) 41 (1) 59 (1) -4 (1) 7 (1) -6 (1) C(3') 63 (1) 61 (1) 48 ( (1) 48 (1) 93 (1) 2 (1) 9 (1) 0 (1) C(6') 48 (1) 56 (1) 57 (1) -10 (1) 11 (1) -12(1) C(7') 58 (1) 49 (1) 60 (1) 6 (1) -3(1) -19 (1) C(8') 56 (1) 36 (1) 66 (1) 2 (1) 4, 138.0, 131.1, 129.0, 128.4, 126.4, 113.3, 104.0, 65.7, 56 .0, and 35.0. quenched by adding slowly 20 mL of water when TLC analysis suggested that the reaction was completed. The mixture was extracted with CH 2 Cl 2 . The CH 2 Cl 2 solution was combined, dried over anhydrous powder MgSO 4 and concentrated under reduced pressure to offer a residue (8) which was subjected to next demethylation reaction without purification.
The residue was dissolved in 10 mL of anhydrous CH 2 Cl 2 . A total 2.2 equimolecular AlCl 3 was added stepwise to the reaction solution. To the reaction mixture solution was added slowly 20 mL of water to quench the reaction when TLC analysis displayed that the reaction was completed. The
